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Example 53: A/-f9-(4-HvdroxY-5-hvdroxvmethvl-tetrahvdrofuran-2-Yl|-9H- 


purin-6-vll-succinamic acid 3-tert-butoxvcarbonvlamlnr>propvl ester (com- 


pound 12d) 

A 

12b l2l 

12c 

5 

A solution of dicydohexylcarbodlimide (366 mg, 1.78 mmol) in ethyl acetate (15 mL) 
was added to an ice-water cooled solution of 12a (488 mg, 1.78 mmol) in THF (10 
mL). Few crystals of 4-dimethylaminopyridine and 12b (850 mg, 1.78 mmol) were 
added. The reaction temperature was slowly raised to room temperature and the 

10 mixture was stirred overnight. Precipitated salts were filtered off. The organic phase 
was washed with saturated NaHC0 3 (20 mL), dried (Na 2 S0 4 ) and concentrated to a 
solid. Approximately 20 mg of 12c was isolated after flash chromatography and 510 
mg of starting material 12b was regained. 12c (20 mg) was dissolved in THF (2 mL). 
Tetrabutylammonium fluoride, trihydrate (100 mg) and acetic acid (0.2 mL) were 

15 added. The mixture was stirred for 1 day, then concentrated in vacuo and worked-up 
by column chromatography. Yield 10 mg. Compound 12c 1H-NMR (COCI3): 6 8.4 
{1H. HC=), 8.2 (1H, HC=), 6.4 (1H, CH), 5.8 (2H, 2 x OH), 4.6 (1H, CH), 4.2 (2H, 
CH 2 ), 4.1 (1H, CH), 3.8 (1H, CH), 3.7 (2H, CH 2 ), 3.0 (4H, 2 x CH 2 ), 2.7 (3H. 2 x 
CH 2 ), 2.4 (1H, CH 2 ), 1.8 (2H, CH 2 ), 1.4 (9H, 3 x CH 3 ), 0.9 (18H, 6 x CH 3 ), 0.0 (12H, 
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12b 

Imidazole (2.0 g, 29.4 mmol) and terf-butytdimethylsilyl chloride (3.0 g, 19.9 mmol) 
were added to a solution of deoxyadenosine monohydrate (1.33, 4.94 mmol) in DMF 
(10 mL). The solution was stirred at 60°C overnight. The mixture was concentrated 
to a solid in vacuo. Work-up by flash chromatography afforded crystalline compound 
10 12b in a yield of 2.1 g, 94%. 1 H-NMR (CDCI 3 ): 6 8.3 (1H, HC=), 8.1 (1H, HC=), 6.4 
(1H, CH), 6.0 (2H, 2 x OH), 4.6 (1H, CH), 4.1 (1H, CH). 3.9 (1H, CH), 3.8 (1H. CH), 
2.6 (1H, CH 2 ), 2.4 (1H, CH 2 ), 0.9 (18H, 6 x CH 3 ), 0.0 (12H, 4 x CH 3 ). 
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